Key indicators: single-crystal X-ray study; T = 291 K; mean (C-C) = 0.007 Å; disorder in main residue; R factor = 0.062; wR factor = 0.154; data-to-parameter ratio = 13.6.
The asymmetric unit of the title solvate, C 20 H 25 ClO 9 SÁ-0.25CH 3 OH, contains one galactopyranosyl derivative and one-quarter of a methanol solvent molecule. The galactopyranose ring is in the usual 4 C 1 conformation, and the anomeric center of the sugar has a configuration. The value of (3.44 ) and the range of torsion angles [or 53.1 (5)-63. 0 (5) ] reflect a slight distortion of the 4 C 1 pyranose ring. A minor orientational disorder affects a carbonyl group, which was modeled with two sites for the O atom having occupancies of 0.79 (5) and 0.21 (5). The crystal studied exhibited inversion twinning.
Related literature
For related literature, see: Lewis et al. (1982) ; Nicolaou et al. (1995) ; Paterson & Mansuri (1985) ; Postema (1992) ; Tvaroška et al. (2002) .
Experimental
Crystal data (Postema, 1992) for the total synthesis of various types of natural products such as palytoxin (Lewis et al., 1982) , brevetoxin (Nicolaou et al., 1995) and polyether antibiotics (Paterson & Mansuri, 1985) , and are used as a model in enzymatic and metabolic studies as well. Despite this attractive applications, structural investigations by using single-crystal X-ray analysis, which provides unambiguous structural data, are rare. Herein we report the design and synthesis of an acylated C-glycosidic analog, which would be of great interest in order to get additional crystallographic information about the substrate.
In the orthorhombic crystals of the title compound, the asymmetric unit contains one molecule and 0.25 methanol solvate.
No significant hydrogen bonds exist in the crystal. The value of θ (3.44°) and the magnitude of the torsion angles in the ring (52.9-63.6°) reveal that the 4 C 1 pyranose ring presents a slight distortion. The primary hydroxyl group in the title compound is in the gt position [O1-C5-C6-O7 = 74.9 (5)°], which is known to be the favored orientation for pyranose with the galacto configuration (Tvaroška et al., 2002) .
All reagents were commercially available and of analytical grade. Sulfonylation of 1-(4-chloro-4-deoxy-β-D-galactopyranosyl)-propan-2-one with toluene-4-sulfonyl chloride in dry pyridine afforded the 6-toluenesulfonylated intermediate. Further acetylation with acetyl anhydride in pyridine and subsequent purification by chromatography on silica gel furnished the title compound as a white solid. White crystals suitable for X-ray crystallographic analysis were obtained by recrystallization from methanol.
Refinement
All H atoms bonded to C atoms were positioned geometrically and refined as riding to their parent atoms, with C-H = 0.93-0.98 Å and U iso (H) = 1.2U eq (C) or 1.5U eq (methyl C). For the methanol molecule, the hydroxyl H atom was positioned geometrically and refined as riding with O-H = 0.82Å and U iso (H) = 1.5U eq (O). Assuming that starting material is enantiomerically pure, and that anomalous dispersion effects from S and Cl atoms are significant, we suppose that the refined Flack parameter, 0.42 (11) based on 1683 measured Friedel pairs, reflects a partial twinning by merohedry for the sample used for data collection.
supplementary materials sup-2 Figures   Fig. 1 . The molecular structure of (I), showing atom displacement ellipsoids drawn at the 50% probability level. Orthorhombic, P2 1 2 1 2 1 Mo Kα radiation λ = 0.71073 Å Hall symbol: P 2ac 2ab
Cell parameters from 399 reflections a = 7.3300 (15) 1.521 (6) C20-H20A 0.9600 C4-H4A 0.9800 C20-H20B 0.9600 C5-C6
1.503 (6) C20-H20D 0.9600 C5-H5A 0.9800 C21-H21A 0.9600 C6-H6A 0.9700 C21-H21B 0.9600 C6-H6B 0.9700 C21-H21C 0.9600 C7-C8
1.516 (7) O8-S1-O9 120.2 (2) C8-C9-H9B 109.5 O8-S1-O7 104.3 (2) H9A-C9-H9B 109.5 O9-S1-O7
108.28 (18) C8-C9-H9C 109.5
